Data Validation SOP
HW-23B, Rev. 1.0

Pesticides/PCBs

MNote: The maost current SOP for validating PCB data is HW-23B. However, until a Regional Data
Validation SOP can be prepared for Pesticides (i.e., utilizing analytical method SW-846 8081a),
Data Validation S0P HW-23 should be used in conjunction with the QA/QC crileria detailed in
SW-846 method 8081a.



STANDARD OPERATING PROCEDURE

USEPA Region II
SWHE46 Method B0&Z2

CASE

TLAR:

1.0

[
o

Date: May, 2002
SOP HW-23H, Rev.1.(

YES  NOD M/A

PACKAGE COMPLETENESS AND DELIVERABLES

NUMEEER : SDick

SITE:

Data Completeness and Deliverables

1.1 Haes all the data bheen submitted in CLE
deliverabhle format?

1.2 Hawve any missing deliverables been received
and added to the dalta package?

ACTION: Call lak for explanation/resubmittal of any
mizsing deliveranles., Tt lab cannot provide
them, note the effect on review of the data

in the reviewsr narrabive.

Cover ILetter, SDGE Narratiwve

2.1 Is a laboratory narrative or cover lelbber
present?

2.2  Are the case numper and/or 5DG number contained
in the narrative or oover lebber?

Data Validation Checkli

3.1 Does this data package conbtain:
Water data?
Waste data?

Fnil/=solid data?

-PCB 1 -




STANDARD OFERATING PROCEDURE
USEPA Region II Date: May, 2002
5WB46 Method BOHZ SOF HW-Z23E, Rev.1.0

YES NO N/A

BOLYCHLORTHNATED BIPHENYLS

0 Trattic Reports and Taboratory Marratiwve

1.1 Are traffic report and chain-of -custody forms
present for all samples? [ 1

ACTTON: It no, contact lab for replacement of missing or
illegihle copies.

1.2 Do the traffic reports, chain of custody forms or
SO narrative indicate any probloems with sample
receipt, condition of the samples, analytical
problems or special circumstances affecting the
gquality of the data? [ 1

ACTION: If any sample analvzed as a soil, other
than TCLE, contains 50%=-30% water, all data
should he gqualified as estimated, "J." If a
5011 sample, other than TCLP, contains more
than 90% water, non detects shall be gualified
as unusable, "R."

ACTION: If samples were not iced or if the ice was
melted vpon arrival at the laboratory and the
Lemperalure of Lhe cooler was =levabed
(= 10" C), flag all positive results
"I and all non-detects "UJI".

L Holding Times

2.1 Hawve any PCB technical
holding times, determined from date of collection
te date of cxtraction, bheoon cxgocdod? [ 1

Water and waste samples for PUCB analysis mist bhe extracted
within 7 days of the date of collection. Extrasts must be
analyvzoed within 40 days of the

date of extraction. Soils and scolid samples must

he extracted within 14 days of collection and

analyzed within 40 days of extraction.

BCTTOMN: If technical holding times are excesded, flag all
positive results as estimated, "J," and sample
guantitation limils "UJ" and documenlt in the
narrative that helding times were cxcceded., If
analyses were done more than 14 days heyond
holding time, either on the [irst analysis or
upon re-analysis, the reviewer must usc

-TCE 2 -



STANDARD OPERATING PROCEDURE

USEPA Fegion II Date: May, 200Z
SWEde Method BOBZ SOF HW-23R, Rev.l.0

YES NO N/A

professional judgement to detcrmine the
reliability of the data and the effcocts of
additicnal storage on the sample results. At a
minimum, all the data should at least be
qualificd "J", but the reviewer may determine
that non-detects arce unusable, "R.T

3.0 Surrogate Hecovery (Form 11D

3.1 Were the recoveries of tetrachlorc—-m-=2ylens ([(TOMX)
and decachlorcbiphenyl (DCB) presented on CLP
surragate Recovery Summary forms (Form I}, or
equivalent, for sach of the following matrices?

a. Water/Waste [ 1]

8 Soil/Selid ]

3.2 Are all the PCB samples listed on the
appropriate surrogate recovery form for cach of
the following matrices?

a. Water | 1

b. Waste [ 1

c. Soil/Solid [ 1
AUTION: 2all lab for explanation/resuomittals.

Lf missing deliverables are unavailable,
document the effect in the data asscssment.

3.3 Did the laboratory provide their developed in-house
Surrogabte recoverlies? [ 1

ACTION: If no, use 70 =-130% recovery to qualify in
section 3.4 helow,

3.4 Were surrogate recoveries of TOMX or DCB outside
of the laboratory established upper (UICL) or lower

(LCL) control limits for any sample or blank? L1
RARCTION: Circle 2ll outliers in red.
ACTION: Mo gualification 1s done 1 surrogales are

diluted out. If recovery for oth surrogatos is

-PCB 3 -



STANDARD OPERATING PROCEDURE
USEPA Region L1
SWE46 Mcthod BUGEZ

4

below the LCL, but apowve 10%, flag all results

for that sample "J". Tf recovery is < 10%
either surrogate, gqualify po=itive results
and flag non-detects "R". Il recovery is a

the UCL for both surrogates gqualify positive

values "J".

Hote: DCB iz used when PCRs are determined as Aroclors

Date: May, 2002

SOP HW-23B, Rewv,l
YES HNoO N/A

for

IIJ'H'

nowre

. DCB is

Lhe internal standard when determining PCB congeners anc

TCMY the surrogate.

3.5% Were surrocgate retention times (RT) within the
windows established doring the initial S5-point
analysis?

ACTION: If the RT limits are not met, the analysis may be
gqualified unusable (R) for that samplc on the

bpasis of professional judgement. However,

flag

positive hits as estimate (J) if confirmed by

GGU/MES analy=is.

3.6  Arc there any transcription/calculation crrors
between raw data and Form ITI?

ACTTON: Tt large errars exist, call lak for

explanation/resubmittal. Make any necessary

corrections and document the effect in data
asscssmonts.

.0 Laboratory Control Sample

4.1 Are raw dala and percenl recoveries pressnt for
all Loboratory Control samples as reguired by
Method BOODE {secticn B.5) and Method BOBZ
isection B.4.277

Verify that QU check samples were extracted
and analyzed by the same procedures used for
the actual samples.

ACTIOUN: Lf any Laboratory Conbtrol Sample data are
missing, call the lab for explanation

fresubmittals. Make note in the data assessment.

NOTE = For agueous samples, an additional QU check
sample must boe prepared and analvzed when a
analyte in a matrix spike fails the require

acoeptance criteria (see section 5.3 helow) .

additicnal QC check sample musl conbain eac
analyte that failed in the M3 analysis.

-PCEB 4 -
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STANDARD OPERATING PROCEDUEE
USEPA Region L1 Date: May, 2002
SWE4E Method BUORZ S0P HW-23EB, BRev.1.0

YES NO N/ A

Mote: When the results for matrix spike analysis indicates a
problem due to szample matrix effects, the LCS results
are used to wverify the laboratory can perform the analysis
in a clecan sample.

4.7 Were Laboratory Control Sampleos analyeed
at. the regquired concentration for all analytcs
of interest as specified in Method HOOOB
(sec.B.5)7 [ 1]
ACTION: If Laborateory Control Samples were not analyzed
at the required concontration or the reguired
frequency, make note in the data assessment and
use professional judgement to determined the
affect on the data.

4.3 Were the LCS recoverles within the laboratory’s in-house
per cent recoveries (if not awvailable, use 70 - 130%) ] o
4.4 1f ne, were Laboratory Control Samples
re—analyeed? I

MNote: Corrcective action must be taken when one or more
of the analytes of interest fail the QC acceptance
criteria (Method B000B, section B.7.4)

ACTION: If QC check samples were nob re-analyzed, or a
general system problom is indicated by repeated
failure to meet the OC acceptance criteria
gpecified in the method, make note in the data
assessmenlt and use professional judgement to
determine the effect on Lhe data.

L Matrix Spikes (Form IIT)

5.1 Are all data for one matrix spike and matrix duplicate
{unspiked) pair (M5/Dup) or matrix spike/matric spike
duplicate (ME/MSD)present and complebe [or each matrix
Method HOHZ (section H.4.1)7 [ ]

NOTE = For s0il and waste samples showing detectable
amounts of organics, the lak may substitute
replicate samples in place of the matrix spike
{see Method 8000B-40, section 8.5.3)).

5.2  Have MS/Dup or MS/MSD results been summarized on
modifiecd CLP Porm ILII? [ ]

CTION: If any data are missing take action as specified
in section 2.2 above.

5.3 Were matrix spikes analyzed at the required frequency

-PCB 5 -



STANDARD OPERATING FROCEDURE
USEPA Region TT Date; May, 2002
SwWide Method BOHZ S0P HW-23B, Rev.1.0

YES NO N/A

for cach of the following matrices? (One M5/Dupn, MS/MSD
must be performed for every 20 samples of similar matrix
or concentration lewvel. Laboratories analyzing

one te ten s=amples per month are regquired to

analyze at least one M5 per month {Method 8000B-249
{section B.5)).

a. Water [ ]
. Waste )
o. So0il/Sclid [ 1

ACTION: If any MS5/Dup or MS/MSD data are missing,

take the action specified in 3.2 abowve.

Were Lthe 70 - 130% recoveries used to

compare the matrix splike recoveries, or did the
lab use the opticnal Q7 acceptance criteria
discussed in Method BOODBE-40({sccticn 8.5.3.1)7

[ g ]
.
s

List the criteria used and make note in
data asscssment.

Criteria used

5.5 Was the matrix spike prepared at the proper spike
concentration? (Method 80008, =section 8.5.1-8.%.2) |

For aguecus organic extractable, the spike concentration
should be prepared according options in: Method BO000E-40,
{saection 8.5.1 and 8.5%.2).

ACTION: No action is taken bascd on ME or replicate data
alone. However, using informed professional
Judgement, the data reviewer may use the matrix
spike or laboratory replicate results in
conjunction with other QC ecriteria and determine
the need for some gqualification of the data. In
some instances it may be determined that only the
replicate or spiked =samples are affected.
AlLernatively, the data may suggest that the
laboratory is having a systematic problem wilh
one or more analytes, thereby affecting all
assoclated samples.

6.0 Blanks {Form IV)

-PCB & -



STANDARD OPERATING PROCEDURE
USEFA Eegion II Date: May, 2002
SWEde Method BORZ2 SOF HW-23B, Rev.1.0

¥YES  NO H/A

6.1 Was reagent blank data reported on CLP equivalent
Method Blank Summary form{s) {(Form IV)? L1

6.2 Frequency of Analysis: fMas a reagent blank becn
analyzed for every 20 {(or less) =amples
of similar matrix ¢r concentration or sach
extraction batch? [ ]

ACTION: Lf any blank data are missing, take action as
specified above (section 3.2) . Tt blank data is
not available, reject (R} all asscciated positive
data. Howewver, using profeossional judgement, the
data reviewer may substitute ficld blank data [or
mizzing method blank data.

6.3 Chromatography: review the blank raw data -
chromatograms, quant reports or data systom
printouts.

Is the chromatographic performance (bhaseline
stability) for each instrument acceoptable for
FCBa? rir

ACTLION: Use proftessional judgement to determine the
effect on the data.

WL Contamination

NOTE = "Water blanks"™, "distilled water blanks™ and
"drilling waler blanks" are walidated like any
other sample and are pot used Lo gualify the
data. Do not confuse them with the other QC
bklanks discussed below,

7.1 Do any method/instrument/reagent/cleanup blanks
have positive results for PFCEs? When applied as
described below, the contaminant concontration
in these blanks are maltiplied by the sample
Dilution Factor and corrected for % moisture
wheon nocessary. 11

1.2 Do any field/rinse blanks have positive
PCE results? [ 1

BCTION: Prepare a list of the samples asscciated with
each of the contaminated bhlanks. (Attach a
sepdratse shest.)

NOTE : ABll ftield blank results asscciated to a

particular group of samples (may exceed one per
case or one per day) may be used to gualify data.

-BCE T -



STANDARD OPERATING PROCEDURE

N/A

USEPA Region IT Date: May, 2002
SWE4E Method BOBZ S0P lW-23B, Rev.l1.0
YRS NO
Blanks may not be gualified because of
contamination in another blank. Field blanks
must be qualified for surrogate, or calibration
QU problems,
ACTION: Follow the directions in the table below to
qualify sample results duc to contamination. Use

the largest wvalue from all the associated blanks.

Sample conc > EDL but < 5  3Sample conc < EDL & is < Sample cone > EDL & 2 5

8.

o

in the associated =samples should be qualified
as unusabkle (R).

1.3 Are there field/rinsc/edguirment blanks associated
with every sample? 11
ACTION: For low level samples, note in data assessment
that there is no asscciated field/rinse/equipment
hlank. Exception: samples taken from a drinking
water tap do not have associated field blanks.

CC Aoparatus and Materials

8.1 Was the proper gas chromatographic capillary column
used for the analysis of BCEs?

Action: Check raw data, instrument logs, or contact the
lab to determine whal Lype of columns were
used., (Method 8082, sccotion 4.2) |

8.2 Indicate the specitic type of narrow hore or
wide bore (.52 mm ID, fused silica GU columns,
such as DBE-608 and DE-1701 or eguivalent).

column 1:

column 23

ACTION: Note any changes to the suggested materials in
section 8.1 above in the data assessment. Also
note the impact (positive or negative) such
changes have on the analytical results.

-PCE 8§ -

#= hlank 5 % blank wvalue X blank value
Flag sample result with a Eeport EDL & qualify No gualification is
nn A ¥ needed

HOTE : It graoss nlank contamination exists, all data



STANDARD OPERATING PROCEDURE
USEPA Region 11 Date: May, 2002
SWa46 Method 8082 S0P HW-23B, Rev.1.0

YES MO N/A

9.0 gfalibration and GU Performance

9.1 Are the following Gas Chromatograms and Data
Systems Printouts for both columns present
for all samples, blanks, M5, replicates?

a. Samples 1

b. Bll blanks [ 1

C. Matrix spike samples l

d. S pt. initial ecalibraticon standards 1

c. calibration verification standards | ]

F. Laboratory Control samplcos (LCS) ri .
AUTION: 1f no, take action specitied in 3.2 abowve.

9.2 Arc data summary forms (containing calibration
tactors or response factors) for the initial 5
pt. calibration and daily calibration verification
gtandards present and complete for sach column
and cach analytical seguence? | 1

Mote: Calibration Arocleor mixtures other thanm 101671260
may be used (as per approved nroject OA plan)

NQTE : If internal standard calibraeticon procedure is
used (Method BO0O0B-15(scction 7.4.2.2)), then
rezsponse factors must be used for TRSD
calculations and compound guantitation. Tf,
cxtornal standard calikbration procedures are used
{Method B000B-16 (section 7.4.2.1)), then
calibration factors must be used. The internal
standard approach is highly
recommended for PCEB congener analysis.

ACTION: Tt any data are missing or it cannot be
determined how the laboratory calculated
calibration factors or response factors, contact
the lab for explanation/resubmittals. Make
necessary corrections and note any problems in
the data assessment.

9.3 Are there any transcription/calculation crrors
between raw data and data summary forms? [ ]

ACTION; If large crrors exist, call lab for

-PCE 5 -



STANDARD OFERATING PROCEDURE
USEPA Region L1 Date: May, 2002
SW846 Mcthod 8082 SOF HW-23E, Rev.1.0

YES NO N/A

explanation/resubmittal, make necessary
corrections and document the effect in data
assessments.

3.4 Are standard retention timec (RT) windows for each
PCR peak of interest presented on modified CLE
summary forms'? 1]

ACTICH: If any data are mizsing, or it cannot be
determined how RT windows were calculated, call
the lab for explanation/resubmittals. HNote any
problems in the data asscssmont.

NOTE = Eetention time windows for all PCBs are
cstablished using retention times from three
calibraticn standards analyzed during the entire
analytical sequence (Method B000B, scction 7.86).

Best results are obtained using retention times
which span the entire segquence; i.e., uzing the
calibration verification/continuing calibration
standards analyzed every 12 hours.

.5 Were RT windows on the confirmation column
cstablished using three standards as described
above? [ ]

NOTE = ET windows for the confirmation column should be
estabplished using a 3 pt, calibration, preoforably
spanning the entire analytical sequence as
described in 9.4 above. It RT windows on one
column are tighter than the other, this may
result in false negatives when attoempting to
identify compounds in the samples,.

AROTION: Note potential problems, if any, in the data
assessment.

9.6 Do all =standard retention times in each level of
Lhe initial 5 pbt. calibrationz for POBs tall
within the windows established during the initial
calibration sequence? [ ]

ACTICH L: If no, all samples in the entire analytical soquence arc
potentially affected. Check to see if three standard
spanning the entire scquence were used Lo cbtained RT
windows, Tf the lab used three standards from the 5 pt.,
RT windows may be too tight., If so, BT windows should be
recalculated as per Method 8081B-15 (secticn V.4.6).

ii. Alternatively, check to see if the chromatograms contaln peaks

-pCB 10 -



STANDARD OPERATING PROCEDURE
USEPA Region IT Date: May, 2002
SWR4Ee Method 8082 LOP HW-23B, Rov.1.0

¥YES  NO MN/A

within an expanded window surrcunding the expected retention
times.

If no peaks are found and the surrogates are
visible, non-delects are valid. Tf peaks are
prescent but canncot be discerned through pattern
recogniticon or by using roviszed RT windows,
qualify all positive results and non-detects as
unusabls, "R",

9.7 Has the lincarity criteria for the initial
calibration standards been satisficd for both
calumns? (% BSD must he < 20,0% for all

analytes) . [

ACTION: If no, qualify all associated positive results
generated during the entire analytical sequence
"J" and all noen-detects "UJ". When RSD > 90%,
flag all non-detect results for that analyte "R"
funusable) .

9.8 Doos the calibration verification/conbinuing
Calibration standard contain the PCE peaks of
interest, analyzed on cach working day, priox
to =ample analyses (Method 8082, scctions T.6.2)7 [ 1

8.9 Has a calibration wverification/continuing calibration
standard becen analyzed after every 10 samples and at
the end of ¢cach analytical scgueonce

iMethod BOBZ, section 7T.6.2) [ 1]
ACTION: If no, Lake acktion as specified in section 3.2
above.

9,10 Has the percent difference (%D} exceeded & 15% for
any PCB analyte in any calibration werification/
Continuing calibration standard? | 1

2.11 Has a new 5O pt. initial c¢alibration curve been generated
for those PCB analytes which failed in the calibration
verification/continuing calibration standard (HBOOUB, section
T.7.2), and all samples which followed Lhe cubt-cf-control
calinration verification/standard continuing calibration
Standard? [ 1

ACTION; If the 3D for any analvte exceseded the £ 15%
criterion and the instrument was not rocalibrated
for those analytes, gualify positive results for
all assoclaled samples {(those which followsed the
out-af-control standard) "J" and sample
quantitation limits "U0JT", If the %D was = 80%

-PCB 11 -



STANDARD OPERATING PROCEDURE
USEPA Region 11 Date: May, 2002
SWH46 Method 8082 S0P HW-23B, Rev.1.0

¥YES  NO M/n

for any analyte, gualify non-detects "R",
unusable.

9.12 Have retention time (RT) windows boon properly
calculated for each analyte of interest (Method
80008, section 7.6), using RTs from the
associated calibration verification/continuing [ ]
standard?

BCTION: If no, take action specified in section 3.2 above

.13 Do all standard retention times tor each calibration
verification/conbinuing calibration standard fall
within the windows established during the initial
calipration sequence? Lr o _

3.14 Do all standard retention times tor sach mid-
concentration standard {analvzed afler every 10
samples) fall within the dailv RT windows

ACTION: If the answer to either 9.13 or 9.14 above is no,
check the chromatograms of all samples which
followaed the last in-conlbrol standard. All
samples analyzed after the last ln-conlrol
standard must be re-indected, if initial analysis
indicated the presence of the specific analyte
that excesded the retention time criteria. Tf
Samples were not re-analyzed, document under
Contract Non-compliance in the Data Assessment.

Reviewer has two options to determine how to
gqualify guestionable sample data. First option
is to determine 1f possible peaks are pressnt
within daily retention time window. If no
nossible peaks are found, non-detects are wvalid,
If possible peaks are found (or interference),
gqualify positive hits as presumptively present
"NI" and non-detects are rejoected "RY.,  Sccond
option is to use the ratio of the retention time
af the analyte aover the retention time of either
surrogate. The passing criteria is + 0,06 RRT
units of the BRT of the standard component.
Eeject "R™ all questicnable analytes exceeding
criteria, and "NJ" all other positive hits.

For any multi-response analyles, relenticon Lime
windows should be used but analvst and revicwer
should rely primarily on pattern recocgnition or
use opticon 2 specified in paragraph abowve.

%.15% Are there any transcription/calculation errors

-pcp 12 -



STANDARD OPERATING PROCEDURE
USEPA Region II Date: May, 2002
SWEde Method 8082 S0P HW-23B, Rev.l1.0

YES  NO N/A

between raw data and data summary forms? [ 1

ACTION: If large errors exists, call lab for
explanaticon/resubmittal, make any necessary
corroctions and documsnt the effect in data
assgesements under "Conclusions™.

10.0 Analvtical Sequence Check (Form VIITI-PEST)

10.1 Have all samples been listed on CLF Form VIII or
cquivalent, and are separate forms preszent tor
each column? [ 1

AUTLON: If no, take action specified in 3.2 above.

10,2 Was the propeor analytical seqguence [ollowed
tor each initial calibration and subscogqueont
analyses? B 0

ACTICHN: If no, use professional judgement to determine
the severity of the effect on the data and
qualify it accordingly. Generally, the effect is
negligibkle unless the sequence was grossly
altered or the calibration was also out of
limits.

10.3 Were the TCME/DCE surrogate RTs for the samples within
the mean surrogate RT from the initial calibration? [

AclLion: If no, ses "RAction”™ in section 2.14 above

11.0 Extraction Technigues for Sample Preparation

Method BOS1EB permits a varicty of oxtraction technigues
to be used for sample nreparation. Which extraction
procedure was used?

1. Adquecous samples:

1. Separatory funnel (Method 3510) S
2. Conbinuous liguid-liguid extraction [ 1
{Method 3520)
3. Solid phase extraction (Meothod 3535) [ 1
4. Other L

2. Solid samples:

1. Soxhlet (Mothod 3540)

-PCE 13 -



STANDARD OPERATING PROCEDURE

UUSEPA Region IT Datc: May, 2002
SWE4d6 Method BOBZ S0P HW-23B, Hewv.,l.0

YES NO NS A

2., Matomated Soxhlet (Method 3541) [

3. Pressurized fluid (Method 3545%) rir
4. Microwave esxtraction {(Method 35%46) [ 1
5. Ultrasonic ecxtraction (Mcthod 3550) rr -
b, Supercritical fluid (Method 3562) L]
7. Other [ 1] I
11.1 Extract Cleanup - Efficien Verifi ion
11.1.1 Method 8082 (section 7.2) references method

3660 (sulfur) and 3665A (sulfuric acid) to use for
Cleaning ¢extracts. Were one or both method used? [ ]

BOTTON: It no, take action specified in 3.2 above, If
data suggests cleanup was not performed, make
note in the data assessment.

MOTE : Method 26207, Florisil, may be used per approved
project QA plan. The method does not  list which
analytes and surrogate({s) to use to verify column
efficiency. The reviewer must check project plan
to wverify method used as well as the correct PCB
list., If not stated or available, use the CLP
listing or accept what the laboratory used.

11.2 Arc all samples listed on modified CLP PCB=
Florisil/Cartridge Check Form? [ ]

AUTION: 1f no, take action specified in 3.2 above.

11.3 Was GPFC Cleanup [(method 36404) performed? | ]

MOTE : ZPC cleanup is not reguired and is opticnal.
The reviewer should check Project Flan to werify
reguliremsnt .

11.49 Were fthe same FCB analytes uscd in calibration used
Lo check the efficiency of the cleanup procedures? [ 1

11.5% hre percent recowveriecs (% R) of Lhe PCBs and
surrogate compounds used to check the cfficicncy
of the cleanup procedures within lab's in-house QC
limits {use T0-120% if not available) [

70 130% tor GPD calibration? L

-PCE 14 -



STANDARD OPERATTNG PROCEDUERE
USEPA Region TIT Date: May, Z00Z
5wW846 Method 8082 S0P HW-23B, Rev.1.0

YES NO WA

Cualify only the analyte{s) which fail the recovery
criteria as follows:

AUTION: 1f % R are < 80%, qualify positive results "J"
and guantitation limits "11J", Non-detects should
b gualified "R" if zero %0 was obtained for
ECBs. Use professional judgement to gualify
nasitive results if recoverics are greater than
the upper limit.

12,0 PCB  Identification

12,1 Has CLF Form ¥ or cguivalent, showing retention time
data for positive results on tLhe Lwo GO columns, heen
completed for overy sample in which a DCB
was detected? I1

ACTICON: If no, take action specified in 3.2 abowve, or
compile a list comparing Lhe retention times for
all sample hits on the twe columns.

12.2 Are there any transcription/calculation errors
botween raw data and data summary forms {(initial
calibration summarics, calibration verification
summaries, analytical segquence summarics, GPC
and cleanup verification forms)? 1

ACTION: If large srrors exist, call lap ftor
cxplanation/resubmictal, make necessary
corrections and note crror in the data
aszessment .

12.3 Are retention times (RT) of sample compounds
within the cstablishod BT windows for both
columns/analyses?

AUTLION: CQuality as unusable (R} all positive results
which were not confimed by second GC column
analysis. Also gualify "E", unusable, all
pogitive results not within RT windows unless
associated standard compounds are similarly
biased. The reviewer should use professional
Judgement to assign an appropriate gquantitation
Limit .

12.4 Check chromatograms for false negatives,
especially if RT windows on ecach column were
established differently.
Were there any false negatives? [ 1

-PCE 15 -



STANDARD (OPERATING PROCEDURE
USEPA Region TT Date: May, 2002
LSWE4de Method BOOZ S0OF HW-231, Bev.,1.0

YES  NO N/Aa

MRCTION: Use professional Jjudgement Lo decide if the
compound should be roported. If Lhere is reason
to believe that peaks cutside retention RT
windows should be reported, make corrections to
data summary [orms (Form 1) and note in data
asscssmont.

12.5 Was GC/MS confirmation provided when sample
concentration was sufficient (> 10 ug/ml) in the
final extract? | ]

ACTION; Indicate with red pencil which Form I resulbs
were confirmed by GO/MSE and also note in data
assessment.

12,6 Is the percont differcnece (%D) calculated for the
positive sample results on the twoe GO columns

<RR.0%7

NOTE : The method regquires guantitation from one column.
The second column is to confirm the presence ot
an analyte. It is the reviewer's responsibility
to veritfy from the project plan what the lab was
required tao report. It the lab was required to
report concentrations from both ocolumns, continue
with wvalidation for % Difference. If required,
but not reported, either contact the lab for
results or calculate the concentrations from the
calibration. If not reguired, skip this section.
Document actions in DalLa Assessmenl.

ACTION: It the reviewer finde neither column shows
interference for the positive hits, the data
should be gualified as follows:

¥ Difference gualifier
D-25% none
26-70% "
FL-100% TNa"
=100% * "R
100-200% (Interference detoctod) ** "HI"

=50% (PUBs wvalue is <CROT) bl

When the reported PCEs value is <CHQOL and the

D ie >50%, raise the wvaluc to the CREQOL and
gualify with "U" (non-detect).

* Cheecx the chromatogram. If pattern 1s confirmed
gualify “J”. If pattern is mixed, has
interference, cor the PUB cannot be positively
determined due to weathering, gualify “Jw-.
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STANDARD CPERATING PROCEDURE
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5W846 Method 8082 SOP HW-231, ERew,1.0

¥YES MO M/A
If PCE can not be confirmed, gualify the FCB
as "“R".

*%* When the reported %30 is 100-200% but interference
is detected in esither column, gqualify the data

with "NJI".
13.0 Compound Quantitation and Beported Detection Limits

13.1 Are there any transcription/calculation errors in
Form I results? Check at least two positive
values, Were any errors found? —_ L1 ___

NUOTE : HSingle peak PUBs results can be checked for rough

agreement between guantitative results cbtained
on the twe CC columns. The reoviewer should use
professional Jjudgement to decide whether a much
larger concentration obtained on one column
versus the other indicates the presence of an
interfering compound. If an interference is
suspected, the lower of the two wvalucs should be
reported and qualified according to section 12.6
above. This necessitates a determination of an
cstimated concentration on the confirmation
column. The narrative should indicatec that the
nresence of interferences has led to the
quantitation of the second column confirmation
results.

13.2 Are the EDLs (Estimated Dotoction Limits) adjusted
to retflect sample dilutions and, for soils,
T moisture? [

ARCTTON: If errors are large, call lab for
explanation/resubmittal, make any necessary
corrections and documsnt effect in data
assessments.

ACTION: When a =sample is analyzed at more than one
dilution, the lowest EDLs are used (unless a QOO
cxocedance dictates Lhe use of the higher EDL
data from the diluted sample analysis). BRoplace
concentrations that exceed the calibration range
in the original analysis by crossing out the
value an the original Form I and substituting it
with data from the analysis of diluted sample.
Specify which Form I is to be used, then draw a
rod "H"™ across the entire page of all Form 1's
that should not be usced, including anv in the
SUMMAry pPAaCKage.
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STANDARD OPERATING PROCEDURE
USEPA Region II Date:
SWE4E Method BOBZ

May,

200z

YES

NG

SOP HW-23E, Rev.1.0

N/A

[

]

AUTION: EDLz atfected by large, off-scale peaks should be
qualified as unusable, "R". If the interfercnce
i3 on-scale, the reviewer can provide a modified
EDL flagged "UJ" for each aflfecled compound.

14.0 Chromatogram Quality
14.1 Were basclines stable?
14.2 Were any electropositive displacement
(megative peaks) or unusual peaks seen?
ACTION: Mote all system performance problems in the data
assessment.
15.0 Field Duplicates
15.1 Were any field duplicates submitted for
PCB analy=sis?
ACTION: Compare the reported results for field duplicates

and calculate the relative percent diflference.

ACTION: Any gross variation between field duplicate
results must bhe addressed in the reviewer
narrative. However, 1f large differences exist,
the identity of the ficld duplicates is
questicnable. An attempt should bc made to
determine the proper identitication of field
duplicates.
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